General procedure for the reaction of boronobenzo[b]quinolizinium with pinacol (GP1).
Under nitrogen-gas atmosphere a solution of benzo [b] quinolizinium boronic acid and pinacol in anhydrous DMF was stirred at room temperature for 24 h. The reaction mixture was poured into EtOAc (500 ml). The precipitated yellow solid was collected, washed with cold MeCN and Et 2 O and recrystallized from MeCN / DMF (5:1). The probe molecules show no significant degradation in buffer solution over several days as monitored by absorption spectroscopy; however, it is recommended to use freshly prepared solutions. 
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Reaction of boronobenzo[b]quinolizinium derivatives 1a-d with ROS

Generation of ROS
Kinetic analysis
In the presence of an excess of H 2 O 2 the reaction rate was analyzed considering pseudo firstorder kinetics according to an established protocol. 11 To exclude dilution effects data were used up to 50% conversion. With this method, rate constants of k obs = 4.3 × 10 -4 s -1 (1a) and k obs = 2.9 × 10 -4 s -1 (1b) were obtained from the slope of the logarithmic plot of relative fluorescence intensity at given wavelength, I max -I t / I max , versus reaction time, t ( Figure S13 ; I max = emission intensity of the redshifted maximum of the product at the end of the reaction; I t = emission intensity of the redshifted maximum after reaction time t). 
Limit of detection (LOD)
A solution of 1a or 1c (c = 50 µM, resp.) and H 2 O 2 (varying conc.) in phosphate buffer was stored at 20 °C for 20 min. The reaction mixture was analyzed by emission spectroscopy. The data was analyzed by a plot of the relative emission intensities versus c(H 2 O 2 ). The limit of detection (LOD) was determined according to published procedures (eq. 1).
12 LOD = 3σ / b (eq. 1)
In eq. 1, b is the slope and σ is a standard deviation of the emission intensity of blank samples. The LOD was calculated to be 3.0 µM for 1a and 5.9 µM for 1c. 
